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(a) (b) Figure S1 . SEM images of (a) mesoporous TiO 2 and (b) WO 3 nanosheets. Figure S2 . UV-vis spectra of (a) an unmodified and (b) a NiP-modified mesoTiO 2 electrode at E appl = -0.43 V and -0.03 V vs RHE in an aqueous Na 2 SO 4 solution (0.1 M) at pH 3. Figure S3 . Chronoamperograms of (a) TiO 2 |NiP and (b) ITO|NiP at E appl = -0.25 V vs RHE, using a freshly-prepared electrode for each experiment. Conditions: Aqueous Na 2 SO 4 solution (0.1 M) at pH 3 with a Ag/AgCl reference electrode and a Pt mesh counter electrode.
(a) (b) Figure S4 . (a) UV-vis spectra of an aqueous NaOH solution (0.1 M) obtained after treating NiP-modified mesoTiO 2 electrodes before and after CPE for 8 h. Reference spectra of NiP (13 µM) and Ni(NO 3 ) 2 (13 µM) dissolved in NaOH (0.1 M) is shown for comparison. The spectrum of NiP is significantly different to that of Ni(NO 3 ) 2 in NaOH, suggesting that this is not just evidence of unassigned Ni on the electrode surface. (b) ATR-IR spectroscopy of NiP-modified mesoTiO 2 electrodes before and after 4 h CPE. Reference spectra of NiP and TiO 2 treated with 0.1 M Na 2 SO 4 are also shown. CPE conditions: E app = -0.25 V vs RHE, 0.1 M Na 2 SO 4 (pH 3), Pt CE, Ag/AgCl RE. 
